data reports Synthesis and crystallization 2-(3-Bromo-4-methoxyphenyl)-3-nitropyridine was prepared in two steps from 2-chloro-3-nitropyridine. A mixture of the latter (409 mg, 2.58 mmol), p-tolylboronic acid (481 mg, 3.54 mmol), and 656 mg sodium bicarbonate in 25 ml of aqueous dimethoxyethane (1/1) was deaerated by passing a nitrogen stream through the mixture before tetrakis-triphenylphosphine palladium (152.4 mg) was added. This mixture was heated in a microwave oven with 300 W for 15 min to 400 K. Thereafter, the mixture was filtered and the residue was washed with ethyl acetate (80 ml). The pooled organic solution was washed with water and brine, dried (MgSO 4 ), concentrated and the residue was purified by chromatography on silica gel (SiO 2 /toluene) to yield 220 mg (40%) of a yellow solid with m.p. = 336 K. NBS (126 mg, 0.709 mmol) was added to a solution of anisylnitropyridine (164 mg, 0.713 mmol) in acetonitrile (15 ml) and the mixture stirred for 30 min at 323 K. After 3 h, additional NBS (59 mg) was added. When the reaction was complete (NMR), the solvent was evaporated, the residue was dissolved in dichloromethane, filtered and dichloromethane exchanged by cyclohexane. Yield: 133 mg (60%) of a yellow solid with m.p. = 415 K. 1 H NMR: (300 MHz, CDCl 3 ): = 8.33 (dd, J = 4.7 Hz, J = 1.6 Hz, 1 H); 8.13 (dd, J = 8.3 Hz, J = 1.5 Hz, 1 H), 7.87 (d, J = 2.3 Hz, 1 H); 7.45 (dd, J = 8.6 Hz, J = 2.3 Hz, 1 H); 7.42 (dd, J = 4.7 Hz, J = 1.2 Hz, 1 H); 6.96, (d, J = 8.6, 1 H), 3.95 (s, 3 H); 1 C NMR: (75 MHz, CDCl 3 ): = 157. 33, 152.26, 151.06, 146.06, 133.46, 132.47, 129.83, 128.62, 122.44, 112.29, 111.77, 56.52; IR (ATR) = 3067, 2973 , 2913 , 2842 , 1587 , 1556 , 1517 , 1441 , 1352 , 1293 , 1267 , 1183 , 1161 , 1058 , 1014 , 677 cm À1 ; HR-ESI-MS: 308.9885 (M+H + ). Single crystals were grown by recrystallization from chloroform solution. View of the title compound. Displacement ellipsoids are drawn at the 50% probability level. Table 1 Hydrogen-bond geometry (Å , ). Refinement. Hydrogen atoms attached to carbons were placed at calculated positions with C-H = 0.95 Å (aromatic) or 0.98-0.99 Å (sp 3 C-atom). All H atoms were refined in the riding-model approximation with isotropic displacement parameters (set at 1.2-1.5 times of the U eq of the parent atom).
Fractional atomic coordinates and isotropic or equivalent isotropic displacement parameters (Å 2 )
x y z U iso */U eq Br1 0.61778 (2) 0.11315 (8) 
